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-2, i-n^m^nj^Wim^ 4-¥»-2. 3. 5. e-mm^mmm 
10 !if5ijji-bic^@S[2. 3, 5, 6-mn.-4-^^m-m^- ccz) -2-ic-3. 3. 3-= 

m-n-\-mm^ -2, 2--^m^^m^mmm], ^m^m^^mm^mi^^^ Hjikffis 
-#pixM6<j> w^6ux^^$ij^ii^>^6<jm 2. 3. 5, 6-mn,M^r.m^w^'¥m 

15 '^mM^^^mm, ^^^km-^^^Mmm^^^ 2, 3. 5, 6-mm,MM=.mm 
*it#:^3Ea7-ft$!i^ 2, 3, 5. 6-ffli(x*$-06<itrv*^!^^>S:±i^s*' m 

5, 6-0|^Xt^-^WXX. 
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mM. ^T^^'^m. z.m^ ie^s. lEvm. ^ii.m. jeb^. ^nm^ ^Tm^ 
mx-2.B\mm^m^i?smmm±m^i^m. tarn, wmmmmm.itm,iia m 

MAlHx(OR)y. ^Pr' . M W.±M. R x. y 1. 2, 3, 

^JL x+y=45 *sfi<]mi^> mitmMH;~^mHm^w, ta^mm^ ^mm^ =m 

=f-')^mmm.itm±m, mM'i'r-m en 6<]0;fKtbi£ 4-12: 1. m»^4-s: u ^inm 
M^m^*^ (II) t^'^mwmit, ^mmti^mm-m^^o 

T^ms.m-^mmmmm: mm-. z.-mmi mm-, TL-mmm-, z.-mm'. m 

nm-, Zs=-mm. imzu-mm.mz.r.m; i!s,-^\^mmm. n-. ^m! -i@^> mm. 

itf^iaiWi.itmmmitmi^^mo mm*~m^^^mmfr-\:t^ 0.05-1 : 1, mm^ 
0.1-0.5: 1. ^mmmitmm tammm^it. mmm^^ ^mmmj^^mmmo 
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mitmmmm-m^i^i^m^ 0.01-0.1 

mm.mitmi^mmmm^m:M.mmM^mmm^m^mm, im^m^, taw 

T^ms.^'^^-2o'cmmmm^.mMmw.m[f^mf. -m^ 3o-i2o-c, ^^mu 
Mmffl^4o-8o-c. ^BLmmM^^T^mmmr^i^. -M^i-2o/hB^. 
tt.'&i^ (HI). s.mmtifMmmT-mm, muit^m (in m^m^^^ 5%, s$?^ 

ymn, 2, 3, 5. 6-mum^=.mo ^m^^Mmmm^m. 

^> mn^^m\ixmi&m,w, ^^mw^^:xMm^ fc^Hsfg, m.±±mm 

mitm^^m^ mmm±m, ^mm^mmm-m^^f$.fpm o.oi-5moi%, 
o.oi-imoi%. mmmm±mm±mm.itm^m^m.it^i^mitm^mM^^mm 

0.1-10wt%. Sif 0.1-lwt%, EM^MJ^, nXWiia^^^^l^lHmicm^PJ. inH 

mmBmi^m±mM^. M\ixm^mm> ^^mm.^, mti-mm i-2ooatm. 
mnm. io-50atmo u^mm 50-200-c, Mtt}-^ 50-120-C, mmM^H^w, 

^; mmiOi THF. 1. 2--^fCSZ,j^; $nZ,^; iKSH. $021^2*8^. 

(II). m.Hmmnmi^-^3i^±&i^^ 

3. ^tSlHl>BC^^fl| 
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4s mtn—^^W\^MM 
x:t.m, :g#?ajS^75'c-ioox:, 

2) n 2,3.5.6-Egm-4-ia¥»^¥iiatt.Jst#ilJ 4-¥»-2.3.5,6-Eg|R^¥^ 

^RmM^m^vcm.^ ^'^i^WM^m^ms m.±itmw.\k.^^mm.^^ mm. m 

3] lOatm. 

3) ^ A-wm-2,3,5,6-mwi.^wmmm^- ccz) -2-fc-3, 3. 3-hir-p5-i-^#») -2, 
2-=.^mi^m-mmmM.mm^- ccz) -2-^-3, 3, 3-~m-n-i-mm) -2. 2--^^ 

Hci, iaimm^wimm^HW^&x it^:^m^mmm\tm^mo mit^^m^m 

^—R 2000inl mmn^M'^, &i\Wm SOOml, mm.it^ 37g, 5H-iaM 501C, 
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^umM^. m 3o%m^ 300ml tkm, ffffl 500ml muitm^Mf u&m^mm.it 
mfsnm^^mw^B^mwLMM-^m i67.2g,'^*^ 97.7%, ii$c¥^77.8% 

sfeM^iJ- 2.3,5,6-0m5^f^z:@l6<j^iJ#:5ryi (2) 

:&-R 2000ml fitJES PJ^JfS't'. SAZi^ 500ml. mm.it^ 54g, 5H-iaM 50*C, 
^Um^U, m 30%gfe^ 300ml tKM, ffffi 500ml muit'^^M, 

mjsnmmM.M^^^m n6Ag,^m^ 98.i%, ii^c^:^ 82.4%. 

^Sfi^iJH 2,3,5.6-0 061] tJ^:5rv4 (3) 

j±mim (^iJ— ) Bfi^. 370ml, mWiM^:=-Wm^^M^ 93.1%, ilfe^^ 

76% 

^M1?iJE (4) 

i£-Ps 1000ml fitJi^Jl^'t'iPAEm^^t^^-^MMiS 16lg. ygttlB l.6lg, ¥ 

0 500ml, 60-70*0 6«JiaS^#Tjia.nJPM3EJ^, 3.5atm. =f#^Bj 

Km^^jm. ^um^u, ^jsiA^^s* pd/c. nm^mwiwm 

mM^=-^mS5.6 g, -^4^97.5%, 79.5%o 
sfeWJiL 2,3,5,6-Eg*(.>?t^— B?6^tJ^:^V* (5) 

ajg^p (^JH) mj^, mitmrnmrnm i.6ig, 97.8%, 

lUc^:^ 80.7% 

mti&0^\7s 3. 5, 6-mm.M^mmmm^:^f^ 

^—P.=^m'i^'^^ lOOmlj^lfS^'. t^AfflSLI^Bi 20ml. "^fC^Z.^ 10ml, 

mm.itm 54g, nmum^^s-cmmtuAmmM^^r-wm ¥@i4.og. ?i-MM7o-c. 

iffrK^Ej^m^^. @jikipA^-^^-^^sz:^iomi. ^mmmms.m5hr. n 
itM^ziigBm^. >ffc^<^ii^p>H:-^tiine<jM'&i^ffl7K loomi^is. nrnz^mz^m 
50mi 3 ^mm^^^mismBm^n^^^mWo nitM^-^^tj^z:^ 

63%liJL^^i§ 37%. fflj±*£Mt)T^^^^Prt#4-|S¥»-2, 3. 5. 6-0it^¥^@§. 

65.6X:, 97.6% 
^M^^ifcJS-: D4¥04' "F-135.2(^JS;, 2F); -146.3(^^, 2F) 

D4¥®t'f •H4.67 (#^, -CH2-,2H): 3.90 (^5^, OCH3, 3H) 



wo 2005/035474 



PCT/CN2004/000040 



Mi^: ^^^^II^^E m/z238(30%). t^)^-^Tm^ 207(100%), 187(30%), 177(25%), 
159 (20%). 149 (22%), 131 (24%), 99 (24%), 81 (20%). 59 (17%) 

-tnMm [2, 3. 5, 6-fflm-4-^¥s m^- ((z) -2-tc-3, 3, s-nm-^-i- 
mm^ -2, 2--wmHn-)m.mmm^^ii^ o): 

2xs,6-mm.^^-m^^m^rmmmmm. 80g ipAsy il s.m.^^, s/ssi 
m^mm^m^mm.o m.nm'mm^mmo ffiraA¥^(303g), aa^^^tsi^jXo 

iP*ft5ij60°C , ^ij#30min, j!jpA Silcolapse (0.2 g) and 48% (109.3 g), in 

BiiJ 95 °C, 5fclH]ii5l 30 min S^^?^^tS^7X 5.5 hr.^^iP A7X(150 m\)mmMm (36.6 
g)^l^iaiij 55°C. ^ 55°C 15min, Hffl 30min ^J^^tKM. ?4Mffl^^'J^?8[ (7X 
150ml+40%^^^7K^?g[36g) iJfe^^M. ¥^M^tff2, 3, 5, 6-Klii-4-^¥« 
^¥^-^4. i|jt^^96.2% 

B-t^: -^m4.¥^-2.3.5,6-Egm^¥il 

TMmi^-^Me^-4'^iS[it#^ (1000 rpm) m IL ^S^i^Jlil (Xf^#^R 
350-500mls) 'f^lT. H2 3ai45ail^t^il Buchi ^^4^^^!^ 6002 M. 3l-P$iam'J 

Jelabo FP40 ¥^(362 g), 7X(6g) , 2, 3, 5, 6- 0||C-4-^¥S^¥ 11(95.1 

g 100% wt.), MgO (18.1 g) . 5%M^^fitt.lf>J ((58 M) Johnson Matthey ^wJJi^) (0.8 
g 100% wt.)J!3PA5iJS/Sl§4' , *PM. ffl N2 a^aj 02 (^ifi 0), ffl H2 ipfliiij 2.5 bar. 

Mil Buchi i$mm'Jil;f3 2.5 bar. 50 °C. 

H2 ftffl Buchi !) . SjS-SilJ H2 ^^^ffl ^± ( -B. 60- 90 min) . 

spffi. N2 gg^, ]SJ(M, ffld>fi¥©(30 g)nmmB.m.. ytmm^^mm^i^m 

5£aSfe, i^<^ffld>«¥0(2 X 30g)t5t^o ^^nm, ^tfrit#M2. 3, 5. 6-0^-4- 
¥a^¥@|60.4g, »&^89.4% 

((Z) -2-M-3. 3, 3-=fS.-^-l-j#S) -2, 2.-¥SJ^^MJ^«@im (257 g) 

iPAiiJ-^BBW:»'SS:M#ll6<jEgP:egJlS4' , JpA¥^ (257g), m^J&] 2.3.5,6-0 
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(I88.1g) 4'}taAi@fl:fi<3nlt«S (51 g) — ^aiPJi?S^i4+. mtia 

mmm^^^WiM.^, ^mt^^E 35-45-0. mtn^, ^^umssv, uu2^m. 

^mm 8: -tumm [2, 3, 5, e-mm-A-^^m mj^- (cz) -2-M-3, 3, 3- 

=m.-^-i-mm) -2, 2--^m^^n')^mmm]mm^yj'^i; (2): 

^looomx^mi^MB.^^, ^¥®t250mi,iiit.tt.^20g. mmm^ 50'cmm 
ipAEgm5t^-¥i?¥ig i33g, mw^ushr, ssi#^tff. n^M^-Hia^s^w. 

M'^J^'^'ilPA 30%6<J HCL20inl. ffl 250ml a<]0M'tfc?S^^^, Mffiflft*KiC'tt^. 
iqA¥^ 300ml, 48%Ma^^ (122.3 g), iP^ilj95°C. ^ 95-100°CllIM 30 ^I'j' 

fm^mw^m7i^^^B<^o 5.5 /hB^jsp^MM 55-ciE:&, m 5%mm^7mm 
mw:~}k, m^mmwm. m^^'^MA^m (450g)> zk (7.5g), 5%6<jflE/i@^fi 
(i.2gioo%wt). mmnmw:, mn.Hw^m^m.^m^W', m.Hn\&m 2.5hai, 

^^mmitm^^m.^. mmm^^Mo fij^ti^jpA^^ iso mu PtkBS28.8 g, 

35-45t:, J^AJIi^- ((Z) -2-^-3, 3, 3-Hm-M-l-i^a) -2. 2--¥*iT^ 
^^m^Wtm. (85.8g), Jg^. 75-90-C, 2 ^MM 601C, JPtK 

^ifcis^^^ffu^'bEi&ai 71.1 g. 94.9%, MmmM^=.^fk^m^.^^ 
64.i%o 

^it#:SB«7-5H'mi^A^Bg4fc^i^fi<i>f ra^*ifmiJ#:^?i, m'pmw 2.3.5,6 
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n m ^ ^ 
1. —^m^mm^'^i^i^2,3,5,6-mM,M^=.m-t^M^^'^' ^^^^ 




[2OH 




(1) (II) 



10 ±^^R, m.K2m\^mmmT-mmi-6^mmTmMmm%m')Mm. i)tm^^ 
z^m> lEmm^ mrm> lEjSi^^ jebs. ^nm. #ts> ^rmmwu^mo 
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8. mmmm^ i Bfmi\^:^m, n^iS:mm^mmitw> mMitmmm.mit 

10. mmmmm9m:^m. ^'^^^±m&m7&n^. ^^^mm.c>-^o 

11. mmum^^ lo ^•f^tt^ja^iifegm'H:^. m.itn^ muiti^ 

14. miife^j^* 8 atj:^v4. ^^t!j^ij-^asj^.^j6<]0^tb^ o.os-i: i, -f^i^^ 

0.1-0.5: Ic 

16. it*g*5i^j^^ 8 6<j:^rv4, mitftm^mmmmmit^ o.oi-o.i 

17. ^sig^^ijg^ 4 fi^j:^?*, ^■^'^^j^^^. z.m> ^nm> Zs-m^ mz^- 

18. mmn.m^^imyjm, jsm^j^m^, ^&m^tm^m^mmn±m. 

19. mmnmm^ is n^mm^mm> 3f mm> wm^^is. 

^mm&mm\H, umio-nox:, M't«;ift4o-8or. 

2) 2,3.5,6-0M-4-lS¥«^¥^S.ifc^#ilJ 4-^S-2,3,5.6.Hm^¥^; 

3) 5|t 4.¥»-2,3.5,6-|2g|i;^¥^iFPJliiSi- ((Z) -2-^-3. 3. 3-=m-M-l-i?&«) - 

2, 2--¥Sii^M;^smiciR«^- ((z) .2-st-3. 3, 3-=WL-n-i-mm^ -2. 2--w 
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22> -^^mwit'^^ (II) 




C00R2 
(II) 

R,^ 1-6 ^T&^wm. z.m> mmm^ jet 

5 sE}^m^ iEas> ^nm. ^rm. urmmmizmo 
23. m^mm^iimit^m, ^^R^^wmo 
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